by column chromatography on silica gel (hexane/ethyl acetate = 5/1) gave 95.9 mg (0.474 mmol, 95%) of 3-(trifluoromethyl)phthalide (1a) The title compound was prepared according to the procedure A using 2-cyanobenzaldehyde (65.6 mg, 0.50 mmol), KF (20.9 mg, 0.36 mmol), and DMF (2.5 mL) was added pentafluoroethyl (trimethyl) 
3-(Pentafluorophenyl)phthalide (1d)
The title compound was prepared according to the procedure A using 2-cyanobenzaldehyde (65.6 mg, 0.50 mmol), KF (20.9 mg, 0.36 mmol), and DMF (2.5 mL) was added pentafluorophenyl(trimethyl)silane ( Conditions B: To a mixture of 2-cyanobenzaldehyde (65.6 mg, 0.50 mmol), triethylamine (50.5 mg, 0.50 mmol), and DMF (2.5 mL) was added heptafluoropropyl(trimethyl)silane (145.3 mg, 0.60 mmol) at room temperature. The reaction mixture was stirred at room temperature in an atmosphere of nitrogen for 1 h and quenched with 4 M HCl (2.5 mL). The reaction mixture was stirred at 100 °C for 1 h. The aqueous layer was extracted with ethyl acetate. Then, the combined organic phase was washed with water, dried over anhydrous Na 2 SO 4 . Purification by column chromatography on silica gel (hexane/ethyl acetate = 5/1) gave 90.5 mg (0.300 mmol, 60%) of 3-(heptafluoropropyl)phthalide (1c) To a mixture of ethyl 2-formylbenzoate (10; 89.1 mg, 0.50 mmol), 9b (15.8 mg, 0.025 mmol), 2 tetramethylammonium fluoride (9.3 mg, 0.10 mmol), toluene (4.0 mL), and dichloromethane (2.0 mL) was added trifluoromethyl(trimethyl)silane (141.3 mg, 1.0 mmol) at −60 °C. The reaction mixture was stirred at room temperature in an atmosphere of nitrogen at −60 °C for 24 h and quenched with sat. NH 4 Cl aq (5 mL). The aqueous layer was extracted with ethyl acetate. Then, the combined organic phase was washed with water, dried over anhydrous Na 2 SO 4 . After removal of the solvent under reduced pressure, to the residue was added DMF (2.5 mL) and 1 M HCl (2.5 mL). The reaction mixture was stirred at 100 °C for 6 h. The aqueous layer was extracted with ethyl acetate. Then, the combined organic phase was washed with water, dried over anhydrous Na 2 SO 4 . Purification by column chromatography on silica gel (hexane/ethyl acetate = 5:1) gave 78.8 mg (0.39 mmol, 78% yield, 27% ee) of 3-(trifluoromethyl)phthalide (1a) as a colorless oil; 1 H NMR (400 MHz, CDCl 3 )  5.68 (1H, q, J = 5.7 Hz), 7.66-7.72 (2H, m), 7.78-7.82 (1H, m), 8.00 (1H, d , J = 7.6 Hz); HPLC condition: Chiralcel OD-H, hexane/2-propanol = 9/1, flow = 1.0 mL/min, wavelength = 224 nm, temp. = 30 °C, t R = 8.5 min for (-)-1a and t R = 12.0 min for (+)-1a. 
